C 11 H 13 ClN 2 O 2 ,triclinic, P1 (no. 2), a =7.150(5) Å, b =8.380(2) Å, c =10.586(2) Å, a =71.80(2)°, b =84.05(5)°, g =87.47(5)°, V =599.3 Å 3 , Z =2, R gt(F) =0.049, wRref(F 2 ) =0.176, T =293 K.
Source of material
The title compound was obtained by dissolving 4-hydroxyantipyrine (0.408 g, 0.002 mole) in acetonitrile (10 ml) and then adding carefully of titanium tetrachloride (0.39 g, 0.002 mole) under nitrogen. Aw eek later white crystals appear from the acetonitrile solution. TiCl 4 catalyzes the reaction. As uitable crystal was taken for X-ray diffraction studies.
Experimental details
The two Ha toms involved in hydrogen bonding (H1 and H2) were first located from adifference Fourier map and then refined isotropically. Other Hatoms were positioned geometrically and treated as riding on their parent atoms with
The attempts at recrystallization of the compound did not improve crystals quality, which explains the relatively large residual values. Discussion 4-Hydroxyantipyrine is one of the main metabolites of antipyrine in man and rat [1] . Together with 3-hydroxyantipyrine and 4,4'-dihydroxyantipyrine, they are excreted in free form or as glycoconjugates [2] . Beside our works on metal complexes based on the antipyrine skeleton [3, 4] , we had prepared anew derivate of 4-hydroxyantipyrine, starting from the reaction of titanium tetrachoride and an acetonitrile solution of 4-hydroxyantipyrine. The molecule consists of aC l -anion and ac ation formed by a pyrazol ring P1 [C7-C9/N1-N2] and ap henyl ring P2 [C1-C6] which are planar within 0.005 and 0.008 Å,respectively, with an interplanar angle of 77.7(1)°.Bond lengths within the molecule correspond with the average C-Cd istance for ap henyl ring [1.371(4) Å]and the angles are normal. The comparison between this cation and the 4-hydroxyantipyrine [5] shows that the presence of asecond hydroxyl group on pyrazol ring (via C7) instead of acarbonyl group induces some differences within 3e.s. Table 2 . Atomic coordinates and displacement parameters (in Å 2 ).
